The peak at 4.09 ppm (the rightmost peak in the zoomed region) is tentatively assigned to triethylene glycol (TEG) moieties, which are likely to form alongside DEG moieties. Peak overlap with DEG could then obscure the other expected TEG signals. TEG is a known impurity in PET 1 , and indeed, the commercial PET spectrum had the same 4.09 ppm peak as the PEBF samples, though at lower intensity. Based on the integral values, the TEG:DEG ratios are much higher in PEBF than in commercial PET. It is possible that the TEG concentration in the reacting mixture becomes high due to the low volatility of TEG. Also, the higher temperatures used in the synthesis of the high molar mass PEBF generally seem to increase the amount of both DEG and TEG formed during the polyester synthesis. By comparison, the low molar mass sample synthesized via solid-state polycondensation protocol seems to have less contamination by both DEG and TEG.
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The synthesis of low molar mass PEBF: Dimethyl 2,2'-bifuran-5,5'-dicarboxylate, ethylene glycol (5 equiv) and tetrabutyl titanate (1 mol%) were added to a dry 50 mL round-bottom flask with a magnetic stirring bar. The flask was attached to a distillation bridge connected to argon and vacuum lines. Air inside the system was replaced with argon by evacuating the system and filling it again with argon five times. To begin the transesterification, the flask was heated to 180 °C with an aluminum heating block. After 4 h, excess ethylene glycol was vacuum distilled off by slowly applying a vacuum. The temperature was then increased to 200 °C for 3 h. The solidified mixture was then crushed and ground into powder. The powder was heated inside a rotating kugelrohr oven at 4 mbar pressure. Temperature increased from 150 °C to 225 °C stepwise, with 25 °C steps lasting 30 min each. The temperature was then kept at 225 °C for 6 h. After cooling, the polyester was dissolved in a trifluoroacetic acid. The polyester was recovered by precipitating it in methanol. After vacuum filtration and washing with methanol, the product was dried under vacuum to yield an off-white, fibrous material (96% yield). 
